Key indicators: single-crystal X-ray study; T = 293 K; mean (C-C) = 0.004 Å; R factor = 0.048; wR factor = 0.130; data-to-parameter ratio = 14.0.
Experimental
Crystal data C 19 H 21 NO 3 M r = 311.37
Monoclinic, P2 1 =n a = 9.0868 (18) Å b = 8.9708 (18) Å c = 20.230 (4) Å = 92.18 (3) V = 1647.9 (6) Å 3 Z = 4 Mo K radiation = 0.09 mm À1 T = 293 K 0.32 Â 0.28 Â 0.21 mm
Data collection
Bruker APEXII area-detector diffractometer Absorption correction: multi-scan (SADABS; Sheldrick, 1996) T min = 0.985, T max = 0.991 8246 measured reflections 2961 independent reflections 1649 reflections with I > 2(I) R int = 0.047 Refinement R[F 2 > 2(F 2 )] = 0.048 wR(F 2 ) = 0.130 S = 1.00 2961 reflections 211 parameters H-atom parameters constrained Á max = 0.16 e Å À3 Á min = À0.19 e Å À3 Table 1 Hydrogen-bond geometry (Å , ). Symmetry code: (i) Àx þ 2; Ày þ 1; Àz.
Data collection: APEX2 (Bruker, 2007); cell refinement: SAINT (Bruker, 2007) ; data reduction: SAINT; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: XP in SHELXTL (Sheldrick, 2008); software used to prepare material for publication: SHELXTL. 1). The five-membered furan ring adopts an envelope-like conformation. All bond lengths (Allen et al. 1987 ) and angles are within normal ranges. The atom C1 deviates from the C1-C7/O1 plane with a distance of 0.356 (2) Å. Molecules are linked into dimers by weak C-H···O intermolecular interactions which helps stabilize crystal packing (Fig 2) .
Experimental 0.10 mol of 2,2-dimethy-2,3-dihydrobenzofuran-7-ol , 0.12 mol chloroacetic acid, 0.25 mol sodium hydrate and 70 ml distilled water were stirred and heated under reflux for 3 h. The reaction mixture was then cooled to 283.15 K and 15 ml concentrated hydrochloric acid was added to give 2-(2,2-dimethyl-2,3-dihydrobenzofuran-7-yloxy)acetic acid as an amber solid of 21.91 g, yield 98.5%. Subsequently, 0.10 mol of dry 2-(2,2-dimethyl-2,3-dihydrobenzofuran-7-yloxy)acetic acid, 0.25 mol thionyl chloride and 80 ml anhydrous was stirred and heated at 353.15 K for 6h. The excess thionyl chloride was then removed under reduced pressure. The residue was cooled to 273.15 K, after which 0.10 mol o-toluidine and 0.20 mol triethylamine was added dropwise. After stirring for an additional 3 h, the reaction mixture was washed with water (3× 40 ml), and the excess toluene removed in vacuo. The residue was purified by recrystallization from a saturated ethanol solution, giving the title compound as a colourless crystalline solid. Single crystals suitable for X-ray diffraction were obtained by slow evaporation of an ethyl acetate solution at room temperature over a period of nine days. The identity of the title compound was confirmed by NMR and LC-MS spectroscopy.
Refinement
Methyl H atoms were placed in calculated positions, with C-H = 0.96 Å, and torsion angles were refined, with Uiso(H) = 1.5Ueq(C). Other H atoms were placed in geometrically idealized positions and refined as a riding model, with a N-H distance of 0.86 Å, C-H distances of 0.98Å (C3-H3), 0.93Å (aromatic H atoms) and 0.97Å (methylene H atoms). The constraint Uiso(H) = 1.2Ueq(carrier) was applied. Geometry. All esds (except the esd in the dihedral angle between two l.s. planes) are estimated using the full covariance matrix. The cell esds are taken into account individually in the estimation of esds in distances, angles and torsion angles; correlations between esds in cell parameters are only used when they are defined by crystal symmetry. An approximate (isotropic) treatment of cell esds is used for estimating esds involving l.s. planes.
2-
Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > σ(F 2 ) is used only for calculating Rfactors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger.
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 ) 
